Source of material: The title compound was prepared, according to ref. [1] [2] [3] , by conversion of 2,4,6-tri-ierf-butylaniline with an excess of gaseous nitric oxide into the diazonium nitrate (see ref. 4 ) followed by treatment with hydrazine hydrate. Introduction of nitric oxide in a stream of argon into a solution of the aniline in ether at 273 К -278 К yielded a pale yellow precipitate which was not isolated. Addition of hydrazine hydrate to the suspension after 0.5 h, followed by stirring at 293 К -298 К for 4h and evaporation of the solvent yielded a green, solid product (melting point range 388 К -396 К) consisting of the title compound, 1,3,5-tri-íerí-butylbenzene, and mainly 2,4,6-tri-icrt-butylnitrosobenzene. Flash chromatography on silica gel with petroleum ether separated the nitroso compound (39% yield, mp 440 K, see ref 5) . Cyclic medium pressure liquid chromatography of the remaining two-component mixture on silica gel with petroleum ether (6 repetitive cycles) separated 1,3,5-tri-tórt-butylbenzene (8% yield, mp 400 К -401 К) and the title compound (8% yield) which gave colorless crystals, mp 395 К -396 К, on recrystallization from petroleum ether.
Separation of the title compound from 1,3,5-tri-im-butylbenzene, which inevitably arises in similar amounts, is very difficult, and the melting point (401 К -402 К), reported in ref. 3 for the title compound, is actually that of 1,3,5-tri-iert-butylbenzene. The unit cell of the title compound contains two pairs of different molecules which are distinguished by slightly different torsional angles. Due to the tórt-butyl groups at the ortho positions, the azido group adopts a perpendicular conformation relative to the ring plane. 
